Scan-rate dependence is observed for the peak potentials of both the oxidation and reduction waves.
It should be noted that DCM decomposes both bimetallic complexes 2 and 3, but only after around 20 minutes. The voltammogram shown in Fig. 3 was recorded within 2 minutes of dissolution of 3 in the electrolyte. The data are reproducible and are considered sufficiently reliable for interpretation. We suggest the decomposition probably involves an oxidative addition of a Cl-C bond to Rh, which could be facilitated by initial U-coordination of DCM, generating a charged Rh(III) complex that can abstracts OAr P from the U centre. Further work is in progress to test this theory. V (shown here). The small feature in the full scan is therefore assigned to a decomposition product that is formed after scanning past -2.49 V. Figure S14 : 1 H NMR spectrum of 2 in CD 2 Cl 2 at 300K. Resonances corresponding to residual proteo-solvent and impurities are scored through.
Figure S15: 31 P NMR spectrum of 2 in CD 2 Cl 2 at 300K. Figure S16 : Stacked 1 H spectra of 2 in CD 2 Cl 2 at 300K at different time intervals. The orange spectrum is t = 0 hours and the red spectrum is t = 72 hours.
